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end of the tube into the beaker, place the beaker over a lamp, and boil for about five minutes to drive off the dissolved ether; dilute with hot water to 200 to 225 cc. and add ammonia until just alkaline, then 10 cc. strong ammonia in excess, heat to boiling, and boil a few minutes. The iron in this precipitate, if the ethereal separation has been properly carried out, should not exceed 1.5 per cent, of the weight originally taken. Filter into a No. 5 beaker and wash the beaker and precipitate once with hot water, redissolve the precipitate in dilute hydrochloric acid into the beaker in which the precipitation was made, dilute to about 125 cc., and reprecipitate the iron with ammonia, using 5 cc. in excess: boil, filter, and wash into the No. 5 beaker containing the original filtrate.
The ammoniacal filtrate containing all the nickel and manganese is heated to boiling and hydrogen sulphide passed into the solution until it smells strongly of the gas, or 15 to 20 cc. of strong stock ammonium sulphide added, or 30 to 40 drops (depending on the amount of nickel present) of thiacetic acid, in each case, but particularly in the latter, being sure that the solution is still ammoniacal.
The solution is boiled gently for a few minutes, acetic acid then added (about 5 cc. in excess of the neutral point), and the boiling |;J                       continued a few minutes longer.    Remove from the heat, allow
the precipitate of nickel sulphide to subside and filter, wash with hot water, burn at a low temperature until the paper is charred and the sulphide all converted into oxide, and finally in the hottest part of the muffle. Weigh as NiO.
The glass vessel represented in the sketch on p. 45 has proved convenient for agitation of the solution with ether. Determination of Carbon in Steel
On account of the economy of time effected by the barium hydroxide method, it has, in this laboratory, entirely superceded the older method of absorption of the carbon dioxide in potassium hydroxide solution and weighing. The results agree within 0.003 Per cent, with those obtained repeatedly in using the older method,, in the analysis of great numbers of samples of metal ranging from the softest up to the hardest spring steel.finished in the same manner as in the case of manganese in steel.ntil13.756 per cent, of the weight of the barium sulphate is sulphur. dilution, and boiling with hydrochloric acid. The barium must be separated by sulphuric acid and sufficient time must be allowed for its precipitation. in Steel
